2,3,4,6-Tetra-O-benzyl-D-gluconamide (4)
At room temperature, 2,3,4,6-tetra-O-benzyl-D-glucopyranose 3 (10 g, 18.5 mmol) was dissolved in THF (40 mL). A 30% NH 3 aqueous solution (200 mL) was added. Immediately after the addition of aqueous NH 3 , a precipitation of the sugar was observed. Iodine (6.5 g, 25.6 mmol) was added to afford a black mixture. 1 After 3 h 30 under stirring, the reaction mixture became clearer with a color change from black to brown/orange (small amount of solid was still present). An additional amount of iodine (0.95 g, 3.74 mmol) was then added and the mixture was stirred overnight at room temperature. After 19 h, the reaction mixture was totally transparent and colorless. 2 After further stirring for 5 h, a 5% Na 2 S 2 O 3 aqueous solution (20 mL) was added at room temperature. The resulting mixture was extracted with Et 2 O (3×300 mL). The combined organic layers were washed with brine (100 mL), dried with Na 2 SO 4 , filtered and concentrated under reduced pressure. Flash column chromatography (gradient AcOEtPetroleum ether, 1:1 to 5:1) gave 4 (8.6 g, 83%) as a colorless oil which crystallized within few hours in the fridge. The analytical data of 4 were in complete agreement with those reported in the literature. 3
